Abstract _
Source of material
l,3-Bis(hydroxymethyl)-2-oxaadamantane [1] was prepared in 37% overall yield via vinylmagnesium bromide addition to 7-exo-epoxymethylenebicyclo[3.3.1]nonan-3-one [2] followed by ozonolysis and reductive cleavage of the formed ozonide with the BH3-DMS complex. Suitable crystals for X-ray analysis were obtained by crystallization from chloroform/hexane.
Experimental details
One hydroxyl Ο atom (06) is disordered, and is modeled over two sites (58:42). The hydroxyl Η atoms on 02,03, and 05 were located in difference maps and modeled as disordered over two sites (50:50). While the hydroxyl Η atom positional parameters are allowed to refine, they are restrained such that their d(0-H) distance is approximately 0.84 A and their 1,3 C-Η contact is approximately 1.92 A. The highest peak in the final difference map is 1.5 e/A 3 , and is located near HI OA. There is no void at this position, nor is it chemically reliable. It is likely a result of the high mosaicity of the crystal. The next highest peak is -0.5 e/A 3 .
Discussion
Because of its high rigidity, unique geometry and high symmetry, adamantane has received much interest both from theoretical and synthetic viewpoints [3] . Incorporation of heteroatoms into the adamantane skeleton has developed a new branch of heteroadamantane chemistry [4] . We prepared the title compound as a precursor to novel heteroadamantane substituted crown ether molecules [1, 5] . Only two molecules of the title compound make up the asymmetric unit. Given the relative rigidity of this compound, enforced by the oxaadamantyl cage, it is not surprising that the two independent molecules adopt very similar conformations. The only major differences are observed in the orientation of the hydroxyl hydrogen atoms. As illustrated in the figure (symmetry codes: i) x, y-l, z-1; ii) 1-jt, -y, 1-z; iii) l-x, 1-y, 2-z), a tetramer is formed through hydrogen bonding. Of the four hydroxyl groups in the asymmetric unit, only H5A and the Η atoms on the disordered 06 do not act as effective hydrogen bond donors. Only one set of the disordered hydroxyl Η atoms is drawn here. The other set also forms a tetramer, identical to the one pictured, except the hydrogen bond donors and acceptors all switch roles. For example, H2A replaces H2B, and bonds instead to 03i7, and H3Bh is replaced by H3An which bonds to 03. [6] , SHELXL-97 [7] , SHELXTL [8] , PLATON [9] l,3-Bis(hydroxymethyl)-2-oxaadamantane Table 2 . Atomic coordinates and displacement parameters (in Ä"). 
